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The operation can be facilitated by supporting the crucible in a slanting position with the lid only partly covering it. Also occasional stirring of the mass in the crucible, using great care to prevent loss of the ash, will expedite the removal of the carbon. When the ash has assumed a uniform grey or reddish color free of all black material, the crucible is transferred to a desiccator, cooled and weighed. The loss of weight due to this removal of carbon is calculated to percentage as fixed carbon, on a basis of one gram.
The ash found in the fixed carbon determination can be calculated as such to percentage or the ash can be gotten on a separate one gram sample. The freshly weighed sample is at first smoked off on a Bunsen burner as described in the determination of the volatile matter. The crucible is then raised to a dull red heat after all smoking is over and the heating is continued as already described. The extensive preliminary report of the committee above mentioned can be found in the Journal of Industrial and Engineering Chemistry, Vol. 5, No. 6, pages Si7-528.
Heat Units. Any of the well known calorimeters can be used for this work. As the details of the operations of the instruments are always furnished with the latter, it seems quite unnecessary to repeat them here. The author would recommend that operator check his work and the instrument against some convenient material of known heat units. For this work the writer has a standard coal powder on which the heat units were determined by the U. S. Bureau of Standards and a sample of the standard benzoic acid which is also furnished by the same institution for a small fee. The checking should be done at frequent intervals during the operation of the calorimeter.
Sulphur. Grind together in an agate mortar 4 grams of magnesia and 2 grams of sodium carbonate until an intimate mixture of these materials is obtained. Mix thoroughly with four-fifths of this mixture i gram of the finely powdered coal in a platinum or porcelain crucible. Then put the other one-fifth of the mixture as a layer on top of the mixture of coal